Key indicators: single-crystal X-ray study; T = 113 K; mean (C-C) = 0.003 Å; R factor = 0.050; wR factor = 0.114; data-to-parameter ratio = 11.3.
Experimental
Crystal data et al., 2003; Matsuda et al., 1999) . Recently, our laboratories have disclosed the design and synthesis of a novel series of ET A receptor selective antagonists, based on oleanolic acid derivatives. Herewith, we report the synthesis and crystal structure of the title compound.
Honda
In the molecule of the title compound ( Fig. 1 ) bond lengths and angles are generally within normal ranges (Allen et al., 1987) . It contains five cyclohexane rings [A(C1-C6), B(C5-C10), C(C7,C8,C11-C14), D(C13-C18) and E(C17-C22)]. The ring A, B, D and E take a chair conformation, and the ring C has a half-chair conformation, in which the carboxybenzyl and acetoxy groups occupy the equatorial positions.
Experimental
Commercially available oleanolic acid, benzyl bromide and K 2 CO 3 in dry tetrahydrofuran was stirred at room temperature overnight to give benzyl ester in 91% yield. Reaction of benzyl ester with acetic anhydride in dry pyridine gave acetyl oleanolic acid benzyl ester in 96% yield. Treatment of acetyl oleanolic acid benzyl ester with 1,4-dioxane-acetic acid mixture, followed by adding the solution of H 2 O 2 in acetic acid, afforded the title compound (yield 64% after column chromatography purification). Crystals suitable for X-ray structure analysis were obtained by slow evaporation of a solution in methanol at room temperature.
Refinement
The absolute configuration could not be established because of the absence of significant anomalous effects and has been assigned arbitrary. Friedel pairs were merged. H atoms were positioned geometrically and allowed to ride on their parent atoms with C-H = 0.95-1.00 Å and U iso (H) =1.2U eq (parent) or 1.5U eq (parent). Figures   Fig. 1 
